YAK 669.721.5: 546.74.06 : 006.354 fpynna B59
TOCYRAPCTBEHHBA CTAHAAPT COW3A CCP

CMJIABbI MATHMEBBIE

MeTtofm onpepeneHun HMKens roc T
Magnesium alloys. 3240.'5—76

Methods for determination of nickel

OKCTY 1709
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Hecobniopenne crangapra npecnegyercs no 3aKoHy

Hacroawnii cranjpapt ycraHasiHBaeT 3KCTPaKIiHOHHO-(POTOMETPH-
yecKHeé METOABl ONpefeseHHs HUKeAs (PH MAacCOBON [0J€ HHKeNsl OT
0,0005 1o 0,4%).

1. OBUWME TPEROBAHMS

1.1. O6mue TtpeGoBanua K MerogaM aHaauza — no IT'OCT
3240.0—76.

2, (BOTOMETPUMECKMHA METO ONPERENEHUSA HUKENS
(npu copeprkannn uuxens or 0,001 go 0,4%)

21. CymHocTh MeTOAa

Meroa ocHoBaH Ha 06pa3oBaHHH COEXHHEHHS HHKeJSl ¢ JHMETHJI-
TJIHOKCHMOM, KOTOPOE 3KCTPArupyioT xjaopopopMoM. JLHMETHATIHOKCH-
MaT HHKels (POTOMeTDUPYIOT [pH AJHHe BoJHM 360 HM npu Ayx=
=536 um,

(M3menennan peaakuns, am. Ne 1).

22. AnnmapaTtypa, peakKTHBB H pPacTBOPH

CnektpodoroMerp tuma Cd4a uau  HoTO31EKTPOKOTIOPHMETD
tuna PIK-56 uian GIK-60. '

Kucnora consnas no TOCT 14261—77, pasbasnennas 1:1.

Ammuak Boasuit no FOCT 3760—79.

Ammonuit xaopucthiit no TOCT 3773—72, 25%-nuiit pacTBOp.

U3pauue oppuuManbHOe Nepenevarka sBocnpelyeHa

89



C. 2 TOCT 3240.15~-76

Fuapoxcunamun consiHokuchbiil no FOCT 5456—79, 10%-Huift cBe-
JKENPHIrOTOBJIEHHBIA PacTBOp.

Hdumernaranokeum no TOCT 5828—67, 19%-Hblii pacTBOp B 3THJIO-
BOM CIIHDTE.

Crnupr 3tunosnit no FOCT 5962—67.

Xaopodopm.

AMMonul BuHHOKHcabH 1o T'OCT 4951——79 20%-Hpld pacrBoOp,
OUHIIEHHBIH OT CJIeZl0B HHKeJIs.

Huxkenb cepuokucasii 7-soauuii no FOCT 4465—74.

Bona GuauctunnupoBanuas, noaydvenuas no 'OCT 4517--87.

CranaapTHble pacTBOPH HHKeJs

PactBop A; rortoBsar ciaepywomum obpasom: 0,4784 r cepHOKHCIOrO
HHKeJisl MoMellaloT B MepHylo kosby BMecTHMocTelo 1 aM3, pactBops-
10T B BoAe, npuausawT 10 cM?® codsHol KucaoThl, pasbasnaenHo#t 1:1,
JOJHBAIOT BOIOH 10 METKH H NepeMellHBaIoT.

I cM? pacrBopa A coaepxkut 0,1 Mr Hukens.

PactBop B; rorossar caeaywoumum o6pasom: 20 cM3 pactBopa A no-
MellaloT B MepHylo Kojby BMecTumocTbio 1000 cM3, npuausaior 5 cm?
COJITHOH KUCJOTHI, pa3baBneHHol 1:1, 1oNMBaOT BOAOH N0 METKH H me-
peMellHBAIOT.

1 cm® pactBopa b cougepxur 0,002 Mr Hukeus.

Turp pacrBopa A ycraHaBJHBawT cjaeAylomHM ob6pasoM: 50 cm?
CTAHAAPTHOrO pacTBopa A noMew(aoT B cTakal BMecTuMocTbio 300 cM3,
aobasasior 100 cMm® BOAbl, HEATPaJNH3YIOT aMMHAKOM TNQ JaKMYyCOBOH
6ymare, HarpeBalT A0 TeMmmepatypsl okoso 70°C, nobaBasgior 40 Ma
pacTBopa AHMETHJIVIHOKCHMA H OCTaBJISIIOT Ha 2 4 NpH TeMmmepartype
30—50°C.

QunbTpyIoT ocafok Ha ¢uabTp «Genas JeHTaw, IPOMBIBAIOT TEIJIOH
BOJZOH, NOMELIaoT 0Ca0K ¢ GHALTPOM B NPOKaJeHHbIH A0 NOCTOSHHOM
Macchl 4 B3BewleHHHH ¢apgopoBLlll THre/b, BBHICYIIHBAIOT, 030/510T H
npokaJsiuBator npH Temneparype 950—1000°C no mocTosiHHO#N Macchl.

OznHoBpeMeHHO NPOBOASAT KOHTPOJIBHMIH ONBIT CO BCEMH PEaKTHBAMH.
Turp pacreopa A (T), BolpameHHu#i B r/cM® HHKeJs, BHIYHCASAIOT MO
dopwmyae

T {my—ms)-0,7858
m b
rjie m; — Macca ocajgka 3aKHCH HHKend, T;
my; — Macca ocajilka KOHTPOJbHOTO ONBITA, T
0,7858 — ko3t duHeHT NepecyeTa 3aKHCH HHKeJs HA HHKeJb.

2.1; 2.2. (M3menennas penakuus, Ham. Ne 1).

23 IlpoBeneHune aHAaAH3A

2.3.1. HaBecky cn.iaBa Maccoit 1 r nmoMelaroT B CTaAKaH BMECTHMO-

cTbio 250 cM3, cMauHBalOT BOJOH H OCTOPOXKHO NPHJIHBAIOT HEGOJbUIK-
MH nopuusMu 20 cM3 cosisHOR KucaoTH, pas6asrenHoii 1:1. Tlocre
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TOCT 3240.15—76 C. 3

OKOHYaHHs O6ypHON peakuHH CTEHKH CTaKaHa ONOJACKHBAIOT BOAOH M
COJepKHMOE CTaKaHa HArpesaloT A0 IOJHOTO PacTBOPEHHS CHJIaBa.
3areM CTeHKH cTakaHa 0O6MbIBAalOT BOJOH W NMepeBOAST PACTBOP B Mep-
Hylo Koa16y BMmectumocTbio 100 cM?® uawm 250 cm?, nocne yero pasGas-
JAIOT BOAOH 10 MeTKH H OTOHDAIOT B CTaKaH aJTHKBOTHYIO YacTb pa-
CTBOPa B COOTBETCTBHH ¢ TabJ. 1.

Ta6auua 1

MaccoBas noas Hukenss, % O6bem mMeproit Koabel, cm? AdkpoTHAR gngb bacteopa,
Ot 0,001 20 0,008 100 50

Cs. 0,008 » 0,040 100 10

» 0,040 » 0.16 250 5

» 0,16 » 040 250 2

IIpubasasitor 1—3 ¢M? pacTBOpa COIAHOKHCJIOTO THAPOKCHIaMHHA,
10 cm® pacTBOpa XJAOPHCTOTO aMMOHHS U 5 cM® pacTBOpa BUHHOKHCJIOTO
aMMOHus, pasbasaswoT pactsop Boao#t Ao 100 cM® M npujauBalOT no
KamisiM pacTBOp aMMuaka, BHayaJje pasbaBiyieHHb#l 2:3, a 3areM pas-
6apJeHHoro 1:5, 10 nonydyeHus cnaboOLLENOYHON peaKLUHH 10 JaKMyCo-
Boi Oymare. PacTBop mnepeBOAAT B JeJHTE/NbHYI BOPOHKY BMECTHMO-
c1bio 200—300 cM?, npubaBasiior 3 cM® pacTBOpa JHMETHJATJIHOKCHMA,
6 cM3 xj0podopMa H BCTPAXHBAIOT B TeueHdHe 1|—2 MHuH.

PacTtBop ocraBasiioT a4st paccaaHBaHus Ha 1|—2 MHH, a 3aTeM CJH-
BaOT XJA0POdOPMHBII IKCTPAKT B CyXyio npoGupKy ¢ mpureproit npob-
ko#i. [ToBTOpPHYIO 3KCTPaKUHIO POBOAAT B TeyeHue | MHH ¢ 5 cm?® xJso-
podopma.

DKCTPaKT CAHBAIOT B Ty Xe npoGupkKy. OObesHHEeHHBle 3KCTPaKThl
QUIBTPYIOT uepe3 cyxof GHABTP H H3MEpAIOT ONTHUYECKYIO MJIOTHOCTB
pacTBopa NpU Amax==536 HM B KioBeTe ¢ TOJIHHOH cjios 20 MM.

PacTBOpOM cpaBHEHHS CJAYXHT XJ0POGhOPMHBIN IKCTPAKT KOHTPOJb-
HOro onbiTa. /st NpHCOTOBJIEHHST PAacTBOpa KOHTPOJBHOrO ONbiTa 6epyT
COJIAHYIO KHCJIOTY B KOJIHUECTBE, PABHOM B3sITOMY /51 aHaJIH3a, BbINa-
pusaloT %3 o6beMa W 3aTeM MPOBOAAT uepe3 BCE CTALHMH aHANH3A.

MaccoByio 104110 HHKeJd OfpefessioT No rpaiyHpoBOYHOMY rpadH-
Ky.

2.3.2. Hocrpoernue epadyuposounoeo epagpuxa

B cemb crakanos BmecTHMocThio o 100 cM3 orbupator 0; 2,5; 5,0;
7,5; 10,0 u Tak 10 20 cm® ¢ unrepsanoM 2,5 cm® pacrBopa B, noauBalor
Bogol A0 70 cM3® M NPHAHBAKOT 5§ cM? BHHHOKHCJIOrO aMMOHHS, 2—3
Kamid pacTBopa amMMHaka H MPOBOAAT 3KCTPAKUHIO XJOpohOopMOM.
H3aMepsioT onTHYecKylo MJIOTHOCTb pacTBOpa, Kak ykaszaHo B m. 2.3.1.

[To safijeHHpiM 3HAYEHUAM ONTHHECKOH NJAOTHOCTH CTPOAT TpaiyH-
pOBOUHBIH rpad k.
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C. 4 TOCT 3240.15—76

24. O6paborkKa pe3yapbTaToB

2.4.1. MaccoBywo notwo HHkeasi (X) B NPOUEHTAX BLIYHCJASIOT 10
dopmyse ‘
m-V-100

my- V1

X=

’

rie V — obbeM HCXOAHOTO pacTBopa, cM3;

V) — o6beM anuKBOTHOH uacTH pacTBopa, cM3;

m — Macca HHKeJas, Haliiennas no rpaayupoBouHoMy rpadu-
Ky, I

M, — Macca HaBeCKH CIJaBa. I.

(H3menennas penakuna, Uam, Ne 1),

2.4.2. A6con0THbIE A0NYyCKaeMbie PACXOXKAEHHS DPe3yJ/bTaToOB Ma-
paJjjiesibHbiX ONpejeseHnil He JOJKHBl NpeBbHIaTh 3Hauyenui, yxasau-
HBIX B TabJ. 2.

Ta6nnua 2

Maccopas poas Hukeas, % Adcogaw:::;:nggﬂzf%ZEMme
Or 0,001 no 0,003 0,0003

Cs. 0,003 » 0,01 0,0005

> 0,01 » 0,03 0,003

» 0,03 » 0,10 0,005

» 010 » 020 0,01

» 0,20 » 0,40 0,02

25. KoHTpoab TOYHOCTH H3MepeHHI

KoHTposib TOYHOCTH W3MepeHH#i MaccOoBON HOJH HHKeNs NPOBOAST
¢ HcnoJb3oBanueM [ocyaapcTBeHHoro cranaaprtioro obpasua I'CO
3363—86.

Kpose T0Or0, HCMOAB3YIOT TOCY1apCTBEHHBIE CTAHAADTHEIE O6pasiLbl
MariHeBbIX CIJIaBOB, BHOBbL BbiNyHleHHHIE, a4 TaKXKe OTpac/ieBLle CTaH-
AapTHbe o6pa3ubl NPeANPHATHS MAarHHeBbIX CIJIaBOB, BHINYILIEHHbIE
B cootBercTBHH ¢ 'OCT 8.315—78. KoHTpoab TOYHOCTH H3MepeHHi
nposoaat B cootBerctBuH ¢ TOCT 25086—87.

Jonyckaercsi npoBOAUTL KOHTPOJb TOYHOCTH H3MepeHHH MacCOBOH
JOJIH HHKeJIsl MeToAOM N06aBoK.

(Beenen ponognuteanto, Usm. Ne 1),

3. ®OTOMETPMYECKMHA METOJ} ONPEAENEHNA HUMKENS
{npu maccosoi gone umxens or 0,0005 ao 0,25%)

3.1. CyumHocTs MeTOJXA

MeTtox ocHOoBan Ha 06pa3oBaHHH a-QYPUITHOKCHMOM C HOHAMH HH-
KeJst TPY/LHOPacTBOPHMOr0 B BOJE KOMILJIEKCHOTO CO€XHHeHHs!, KoTopoe
XOpOHIo 3KCTparupyercs xJaopohopMoM. IKCTPAKUHIO HPOBOJAAT NPH
pH 9. Mewarwiuee BAHsIHHE MeILH yCTPaHsOT H00aBjeHHEM THOCYJIb-
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FOCYT 3240.45—76 C. 5

¢dara Hartpus. BausiHue MapraHua ycTpaHsIOT BBel€HHEM B PacTBOP
rHApPOKCHIaMHHa. BuusHue MarHua, UHDKOHHMS, Keje3a, peakose-
MeJbHbIX 3J€MEHTOB, KaAMHA H IHHKAa — BBEJEeHHeM TapTpaTa aMMo-
uua. M3mepenue onTHueckOH OJOTHOCTH MPOUIBOAAT OPH Amax=
=438 um.

32. Annapartypa, pPeakKTHBH H PacTBOpPH

®oTOIMEKTPOKOIOPUMETD H.JIH CnekTpodoToMerp,

Kucnora coasinast no F'OCT 14261—77, pasGapaeunan | : 1.

Kucnora azorhasn no FOCT 4461—77.

Tuapokcunamuu constokucantii no F'OCT 5456—79, 10%-Huilt
pacTsop.

Ammonu# Bunnokucanit no F'OCT 4951—79, 20%-Huiii pacTBop.

Hartpuit cepHoBatucrokucaslii (Tuocyandar Hatpust), 50Y% -Holit
pacTBop.

Cnupt s1riaoseiit no FOCT 5962-—67.

Ammuak soausiit no FOCT 3760—79, paszGasnenusntit 1:1, u 2% -Heli
PacTBOP.

Huxeab ceprokucaniii 7-soausiét no FOCT 4465—74.

a-tpypuagunorcum, 1% -Holfi cndpToBoi pacTBOp.

Xaopodopu, Xx. u.

CraHaapTHble pacTBOpHl HHUKeNs KOHUeHTpauuH | Mmr/cm3 (pacrt-
sopa A) u 0,001 mr/cm® (pactBop B); roroesit « xpausat no [OCT
4212—-76.

Boaa 6uavcrnanuposannan, noayuennaa no 'OCT 4517—87.

Bymara uuaukaroptas yHdBepcaabHas nas onpenedeHuss pH 7,0—
14,0.

3.1; 3.2. (HU3menennasn penakuua, Usm. Ne 1).

33. IMposegenue avaausza

3.3.1. Hasecky cnnasa maccott 0,5 r pacrsopsisor B 20 cm® cousn-
Ho# KHCJOTH B cTakanax BMectHMocTbio 300 cM3, okucasior 1—3 cm3
430THOH KHUCJOTHL M KHIATHAT A0 ylaJeHds OKHCIOB a30oTa. PactBop Bbl-
MapuBaloT A0 BJ2XHBIX coJeH, ocTaTtoK pactBopsioT B 20-—30 ¢M? Bo-
Al UPU HATPEBAHMH M B CTaKaHe [0/JroTas’1uBaior x doromerpuposa-
HUIO W3 Bcedl HaBeckd 0pd MaccoBo# aode duxeas 1o 0,003%. [Ipu
Maccosoi joge tukeas csuiwie 0,0039% coaep:kumoe cTakaHa mepeso-
A9T B MepHyw Koaby smectumocteio 100 cm?3, pasbasasior sBo1o#t 1o
METKH, MepeMeliiBalT § OTOHPAIOT B CTAKAH aJHKBOTHYI 4acTb pacr-

BOpa B COOTBETCTBHH ¢ 1aba. 3.
Tabawua 3

Maccosas poas wHkeas, % ObbeM MepHolt Koadn, cM® AJHKBOTHAA YauvTh, oM*
Ot 0,0005 a0 0,003 -— W3 Bcedt Haseckn
Ce. 0,003 » 003 100 10

» 0,03 s> 0,08 100 4
» 008 » 0,15 100 2
» 0,15 » 0.25 100 1
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C. 6 TOCT 3240.15—76

Ecan nocne pactBopeHMsi HaBecKH MPHCYTCTBYeT HepacTBOPHMBIR
UHPKOHHH, NOCAEAHHE OTHHILTPOBBLIBAIOT.

K pacrtBopy B crakaHe npubaBaIsior 5 ¢M? CONSTHOKHCJIOTO THIPO-
KcHaaMuHa, 30 cM® BHHHOKHCJIOrO aMMOHus, 5 cM® THOCyJbdaTa Har-
phsi, 4 cM3 pactBopa a-QypuisHOKCHMa M ycraHasausaloT pH pacr-
BOpa [0 YHHBepPCanbBOH WHAHKATOpHON Oymare pacTBOpaMu aMMHakKa
a0 pH==9.

PactBop nepenuBaior B JA€JHTE/IbHYIO BODOHKY BMECTHMOCTHIO
200 cm®, nosoasat obveM Boaok Ao 100 cM? u uyepes 15 muu sxcTparu-
pyvior 5 cm3 xsopodopMa B teueHHe 5 MHH, IKCTPAKUHIO MOBTOPAIOT
eule ABa pa3a no 5 MUH, MPUIUBAA Te XKe KOJHYeCTBA XxJopodopMa,
C/AHBaf KaXKAYI0 MNOPUHIO XJ10podOpPMHOr0 KCTPaKTa B MEDHYIO KOJ-
6y BMecTHMOCTbIO 25 cM® (npeABapHTENIBHO BBIMBITYIO H BBICYLUEH-
HYI0), [OJHBAIOT A0 METKH XJ0po(OpMOM H XOPOUIO TepeMellHBaloT.
Ecaun skctpaxkTel B MepHBIX Koi6ax MyTHEIOT, TO HX OTQHJIbTPOBHIBAIOT
yepe3 cyxoft GpUALTP cpeaHell NMIOTHOCTH B KiOBeTy AJS (OTOMETPHPO-
BaHHUS.

MaMepsiior onTHYecKyio MJIOTHOCTH pactBopa Ha (OTOKOJOpHMET-
pe win cnextpodoToMerpe NpH hmax==438 HM B KlOBeTE C TOJHIHHOW
ciaost 50 mm, Uepes Bech X014 aHajny3a NPOBOAAT KOHTPOJbHBIK OMNBIT,
B kauecTBe pacTBOpa CpaBHEHHs HCHOJb3YIOT pacTBop XJopodopma.

MaccoByio 10J10 HHKeAs OfipefetsiioT o rpaiydpoBouHOMY rpadH-
KY.

3.3.2. Moctpoenue epadyuposounoeo epaguxa

B crakaub BMecTHMoCTb0 no 250 ¢M3 npuGaBasioT CTaHAApPTHLIH
pactsop nukens b 0; 1; 3; 5, 7, 9; 11; 13; 15, 17, 19 u 20 cm3, wuTo
coorBeteryer 0; 0,001; 0,003; 0,005; 0,007; 0,009; 0,011; 0,013;0,015;
0.017; 0,019 u 0,020 mr uuxeasn. Bo sce crakaun 1o6asasior no 5 cm?
COJASTHOKMCJAOrO [HAPOKCHIAMHHA, N0 5 cM® BHHHOKHCJAOMO aMMOHHS,
no 5 cM? THOCyqbbarta Hatpus, 00 4 cM3 a-QypUAIHOKCHMA H pa3baB-
asior BodoH a0 B0 cM3, ¥cranasausaror pH 9 M najee aHanus Beayr,
KaK ykasaHo B n. 3.3.1.

3.3.1; 3.3.2. (U3menennan pepakuun, Ham. Ne 1).

34. O6paboTKa pe3y/lIbTAaTOB

3.4.1. MaccoByo a0J10 HHKeds (X)) B ApPOUEHTAX BBIYHCIAKT 1O
ihopmyJe

" ni- V- 100
Xy= _71—1, Ve
r1e m — KOJHUYECTBO HHUKeJsl, HaleHHoe 0 rpajiyHpOBOYHOMY rpa-
$HKy, r;
V — o6beM HCXQHHOro pacrtesopa, cM?;
V, — o6beM aJHKBOTHOH 4acTH, cM3;
m, — Macca HaBecKM cnJjaasa, T,
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TOCT 3240.15—76 C. 7

3.4.2. AGcosOTHBIE NONMyCKaeMble DPACXOXKIEHHS pesyJbTaToB Ma-
paJiesbHEIX onpeje/eHHi He AOJIKHBI NPeBbIIATh 3HAUEHH, yKa3aH-

HBIX B TalJl.

4.

Ta6bauua 4

MaccoBas ponas Hukenas, %

AGCOMIOTHBIE AONYyCKaeMble
pacxoxaexus, %

Ot 0,0005 no 0,001

Cs

»

¥ ¥ ¥ v

. 0,001
0,003
0,009
0,02
0,06
0,15

>

»
»
»
»
»

0,603
0,009
0,02
0,06
0,15
0,25

0,0002
0,0004
0,0008
0,0015
0,005
0,01
0,03

3.5. KoHTpoJib TOYHOCTH H3IMEDEHHH
KoHTPO/Ib TOYHOCTH H3MEpeHHH NPOBOAAT Ko 1. 2.5,
(BBeneHn ponosanuTtenbho, Ham. Ne 1).
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